To a solution of 1,n-dibromoalkane (10.0 mmol, 1.0 equiv.) in DMF (30 mL) were added 4-hydroxybenzaldehyde 10 (2.90 g, 24.0 mmol, 2.4 equiv.) and K 2 CO 3 (4.15 g, 30.0 mmol, 3.0 equiv.). The mixture was heated at 100°C and stirred overnight ( 12h). After cooling the reaction mixture to room temperature, H 2 O (30 mL) was added to the mixture in order to precipitate the reaction product. The mixture was filtered and the crude product was purified by column chromatography (EtOAc/heptane) to give -in pure forms.
4,4'-(propane-1,3-diylbis(oxy))dibenzaldehyde (9a) ii -CAS 3722-80-3
Using the general procedure, from 1,3-dibromopropane and 4-hydroxybenzaldehyde 10, the expected compound 9a was isolated as an (i) To a solution of the corresponding alkanediylbis(oxy)dibenzaldehyde (3.6 mmol, 1.0 eq.) in THF (10 mL) was added a solution of commercial ethynylmagnesium bromide (0.5 M in THF, 19 mL, 9.5 mmol, 2.6 equiv.) at 0°C. After addition of the Grignard reagent, the mixture was let warm and stirred at r.t. until the complete consumption of (TLC). A saturated solution of NH 4 Cl was then added to the reaction mixture and the THF was evaporated under vacuum. The aqueous phase was extracted three times with EtOAc and the organic layers were washed with H 2 O and brine and then dried with Na 2 SO 4 . After evaporation of the solvent, the resulting crude product was purified by column chromatography (EtOAc/heptane) to give -in pure forms. 
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Using the general procedure from bisaldehyde , the expected compound was isolated as a pale yellow solid. 11a-e was added recently prepared IBX v (2.8 g, 10 mmol, 4.0 eq.) in one portion. The mixture was heated at 80°C and stirred overnight ( 12h). After cooling the reaction mixture to room temperature, the mixture was filtered and EtOAc was evaporated under vacuum. The resulting crude product was purified by column chromatography (EtOAc/heptane) to give in pure forms.
Using the general procedure from bis(arylpropynol) , the expected compound was isolated as a yellow solid. 334 (100) 
